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®opMa pediekca: MHCTPYMEHTaNbHbIN BKNa4 U BKa4

obpa3sua.

. MongaTtne OKP. BnusHue pasmepa OKP Ha nonywunpuHy pednekca.

. Andpakuns Ha Hanps)KeHHbIX Kpuctannax. MnkpoHanpsxeHus.
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1. dopMa pediekca

I, nmrt./cex

B HeHyeBYy0 LWULMPUHY pediekca BHOCAT BKNaj
pa3Hoo6pa3sHble (paKTopbl.

NHCTpYyMeHT:

- nedoKyc nyyka
nedokyc obpasua
- HECOBEPLIEHCTBO
NOBEPXHOCTM
- MPOTSXEHHbIW
dokyc Tpybku
- HengeanbHas
KonnmMauus
- MPOTSXEHHbIW
CMeKTp UCTOYHUKA
nT.0. 1 T.0.

26.7 26.8 26.9 ize 271 27.2 26 27.3



1. dopMa pediekca

@yHKIUS UHCTPYMEHTA CnexrpanbHas Oynkuusa odpaszua PesynpraT cBEpTKH
J(20) Gyukms W(20) B(26) 1(20)
O6Wuii BKJ1aAg MHCTPYMEHTA: K (26’) =W (26’)* J (29)

MHCcTpyMeHTanbHaa pyHkuma: J (29) =J, (29) *J, (26’) *,..0% . (26’)

J. (26’)— abeppauus oTAe/IbHOro 3/IeMeHTa



1. dopMa pediekca

AcuMmMmeTpua PyHKLIMM UHCTPYMEHTA:

e S — : OKHO peTekTopa
o g

OyHKUHSA UHCTPYMEHTA
J(20)

Bce 3/71eMeHTbl PEHTreHOBCKOMW ONTUKM BHOCSAT CBOW BKNaj
B (pYHKLIMIO MHCTPYMEHTA U CNeKTPaJbHYIO (pyHKLMIO!



1. PopmMa pednekca - «naeanbHbiN» obpasel

STOE Powder Diffraction System | | 17-Sep-09
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CraHgapt (Hanpumep, LaBg NIST) - 6nu3kunim kK &~dpyHkumu Brkiag obpasua

Mcnonb3ys CTaHAAPT, MOXXHO 3KCNEPUMEHTAaJIbHO onpeaesnTb obwmun
BKJ1aA MHCTPYMEHTa



2. NoHatne OKP.

OKP - ob6nacTtb KOrepeHTHOro paccesHmsa — ynopsagoyeHHbIN y4acTokK
BellecTBa, Ha KOTOPOM BO3MOXHO KOrepeHTHOe paccedHune BOJIHOBOIO
nakeTa peHTreHOBCKOro uUssiyuyeHus

Kpucrannurbl OKP
OdNnMHa KorepeHTHOCTH
D ans CuKa ~ 1 MKM.

8 OKP > 1 - 2 MKM
% MOXHO CUMTaTb
: [::::} 6eCKOHEeYHOo

B nepBoM npubnmxeHnnmn OKP He aosKHa cogepikaTb NpPoOTAXKEeHHbIX AedeKToB

60NbLLUNMMU.

(AuMcnokauun, NIOCKOCTU cABUra ym T.1.)



2. Andpakumsa Ha KOHEYHOM Kpucrtanne

dyHkumns dopmsi f(I):
p(r)=p,(r)xf(r)
0, BHe rpaHuL, KpucTanauTa
(1)
1, B npepenax kpucrtannuta

OTcyTCTBUE penakcauum Ha rpaHuue!

s ssessenes
== ===IOO .

1ttt iily Fp=|[p(r)evdr |=F(px f)=Fp,*Ff
00008888808 .

= Z Fhkl5 g _Qhkl)

h,k,I

*Ff—ij q-k ZFhk|5 K- qhkl)dk ZFhkl f(q_k)é(k_qhkl)dk

hk,l hk,l K

Fpo, *Ff = Z F F q_chkl)

h,k,I




2. Andpakumsa Ha KOHEYHOM Kpucrtanne

Fpo,*Ff = Z Fo F (CI _qhkl)

h.k,l
T.e. kaxablii pecdnekc pasmasbiBaetcsd B Ff (q —qhk,)

NHTepecHOo, YTO MHTerpasbHass MUHTEHCMBHOCTb pednekca:

| :‘Fhkl ‘2 _HFf (CI — Qi )‘2 dg
q

CornacHo paBeHcCTBY [lapceBans:

HFf R )‘2 dq = H f (r)‘z dr =V,
q r

MpocTtenwne pyHKkUumMmn dopmbl — Kyb, Nnapannenenunen, wap...



2. Andpakumsa Ha KOHEYHOM Kpucrtanne

12 4 0’ D
%) s )
0.8 1 +00 0
o6 f(x)= 1-Pex<P g (a,)= j f(x)e*™**dx = jez”“‘xxdx __ 1 sin(zDq, )
0.4 2 2 — _% ﬂqx
02 | 0,x> b
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- 1 Iint ~:[O( Xj Sinz(ﬂqu)dqx = D . 1
LY “1,. D
L ~ Jlrﬂo(ﬂqJ Sin2(7Z'DqX): D?2 abs
OpHoOMepHoe

ceyeHune pednekca

7 , BAOJIb BEKTOPA,
m [Ff(q.)| k e PaCrosIoXXEHHOro
i B = noa yrnom 6K
J|_p=10 q=04 BeKTODY
pedrekca.




2. Bnnanmne pasmepa OKP Ha nonywupuHy pednekca

[Mpn yMeHbLleHNN pa3Mepa ANdpakuMOHHON peLleTKun
MaKCMMYMbl «pa3Ma3bIiBatOTCSA».
DTO fierko HabnwaaTtb 4N9 BUAMMOro CBeTa.

AHanorn4yHoe sBJieHue,
o4yeBMAHO, eCTb U An4
PEeHTreHOBCKOro
N3Ny4YeHun4.
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2. Bnnanmne pasmepa OKP Ha nonywupuHy pednekca

35 1

30 -

N N
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I, umr./cex
o

10

b,

PU3nN4YecKmnm CMbIiCn nmeeT
MHTEerpanbHas WNpUHa
pednekca B!

int

abs

B< 2 5 FWHM

PaccMmaTpuBas @yHKLMUIO

26.8 26.9 120

—+00

(16705 |

*

Jlays, MOXXHO paccyuTaThb:

sin” (7Nas)

P =10

—as
_ (7Z'aS) _ Na _ 1
o sin® (nNzas) (Na)2 D
o0 (7[8.8) YacTto obo3HayatoT |g| = s



3. Andpakumsa Ha HanNpsXXeHHbIX KpucTasaniax

Hannume MMKpoHanpsaXXeHum

COOTBETCTBYET MNPOTSAXKEHHOMY

pacnpeneneHnio napamMeTpos
3/1EMEHTApPHON siYenkun!
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4. MeToAabl pacyeTa napaMeTpoB MUKPOCTPYKTYPbI

!
5000 \ Andpakrorpamma: I,,(20)

4000 \

NpodunabHbIA aHANN3S:

Itheor(z‘g): B(H)"' Z Pi(z‘gi’ Ii’ Hi ’2‘9)
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] J/\w " Lienb yTouHeHus:
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MMM&JJ\/LV-‘—‘%- VA mln ® — : :Wk (IeXp o Itheor)
k=1

W, :]/Iexp 'k —HOMep ToukM

MpodunbHbIN aHaNn3 -

onpeaeneHne YTO4YHAAeMble NnapaMeTpbl:
MOJIOXEHUSA, MHTEHCUBHOCTEN

N NONYLWMPUH/UHTErpanbHbIX

DyHKUMA PoHa B(26) — nonMHOM

LU PUH e Bua npodpunbHon dyHKUMM P(26-26,, H, I)
AVNPPAKLMOHHBIX MaKCUMYMOB ¢ MonoxeHue 20, Ana Kaxaoro pednexca i
(pednekcoB)

NonywwupuHa FWHM,; pna kaxaporo pednekca i
NHTeHCMBHOCTbL I, ANng KaXxaoro pednekca i



4. MeToAabl pacyeTa napaMeTpoB MUKPOCTPYKTYPbI

O6bI4HO NpodunbHblie PYHKLUUN HOPMUPOBaAHbI Ha 1, Toraa:

TP(Hi,x)dx:l,TR(Hi,x)dx: J

P(1;,H;,26,,20)=1,x P(H;,x), x =

OTcro4a MHTEHCUBHOCTb pediiekca = nnowaab pecdnekca.

Ba3oBble annpoKcMMupyome pyHKLUNU:

9

OyHKumnga Naycca: 8
G(X) = =5 exp(-Cox?) C = 4In2 %
\/;H G G =

I, nmn
=N

OyHKkUMA JlopeHua:
1/2

L(x):%(uCsz)‘l,cL —4 N

~
1

(3]
1

2020
— =

30ech:
H=H,

l im(L) =I im(G)

PyHKUuunA JlopeHua

| ®yHkuma Maycca

i

26.8

26.9

20,

«XBOCTbI» L(X) HAMHOro «AJINHHEE»!

271

27.2 27.3
20



4. MeToAabl pacyeTa napaMeTpoB MUKPOCTPYKTYPbI

3a4yacTtyro Heo6xXxoAMMO UCNOJIb30BaTb NMPOMEXXYTOUYHbIE PYHKLUMNU:

10

G(x)

rd

dyHkumna Bomnta (ncesgo-BouT, PV):
PV (x)=7G(x)+(@-7)L(x),n =0-1

i _PV(x),n=0.5

I, imn./cex
o - N w » [3,] (-] ~ (-] ©o

O6paTtuTe BHMMaHMeE Ha npeanensol
dakTopa popMbl — Npu BbIXoAe 3a
rpaHnLbl AMana3oHa
NCNOJIb30BaHME aHANINTUYECKUX
dOYHKLMN HEKOPPEKTHO!
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4. MeTtop Weppepa

MeTtopa Wleppepa

(ero coBeplleHHO 3ps Ha3bliBalOT MeToaoM [ebas-Lleppepa ©)

_ Kﬂ/I
I cosé

HeobxoanMO BbIYECTb MHCTPYMEHTAa/IbHbIN BK1aA!

Onsa nonmancnepcHom CUCTEMbI:
A M,
ﬂz(D) cosH’<D>V KM,
Vv 3
M, :jDig(D)dD

BewecTBO CbeMmka 5, °20 S, °20 r, HM
Ksapu SiO, X'tra 0.062 26.603 | 1.5406 130
KpemHun Si (NIST 1978a) | ID31 ESRF 0.003 7.3333 | 0.4012 719
Bi,Te; (ncxoaHbIN) X'tra 0.1728 27.824 | 1.5406 47
Bi,Te; (5 yacoB nomona) | X'tra 0.673 27.9 | 1.5406 12




4. MeToa BunbamcoHa-Xonna.

YueT BnnsHna pasmepos OKP 1 MMKpOHanpsXXeHnn NpoCcTon NIMHeapusaunen:

100.0

JlopeHL rayCC i UcxopHbIi MmaTepuan

80.0 15 MUH akTUBaUuu

1 . 300 MMH akTUBaLUU
* * ;
B = +2¢&d, .

) i?.fm () {@V ]2+(2€d*)2 "

q°

0.024 -
D
o 0021 r=11 HM
; 0.018 -
T 0.016.4 KoHUueHTpauus
L 0.014 1 MUKPOHAMNpPSXXeHUn:

o1 e = 0.004

0.01 : : , , , ,
0 0.1 0.2 0.3 0.4 0.5 0.6

siné



4. MeToa BunbamcoHa-Xonna.

AOCOIIOTHAS UHTEHCHBHOCTD, UMII

MannapuneBasn NaacTuUHKa,
o6bpaboTraHHaa KpyyeHnem

noa BbiICOKMM flaBJZIEHUEM.
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4. NpnMeHeHne NoSIHOMPOMPUSIbHbIX MEeTOA0B

FWHMZ = W+Vtan0+Utan® 0+b/

FWHM, =X/ +Ytan0+Z
W,vV,Z=0

B BapnaHTe FP yTo4yHAl0TCH

HenocpeacrBeHHO napamMeTpbl

MUKPOCTPYKTYpbl

3aBucumocTtb cpegHero pasmepa OKP (a)
70, W KOHLUEHTpauuum MUKpoHanpskeHui (6)

| OT BpEMeHW MexaHOaKTUBaLMK
. N S . S 2 o
FWHM, 2 FWHM, 2V\In2’
30 - a)
2 * ”
exp(—k e
IBi = ( ﬁG ) p( ) ; k: ﬁl‘ . 00;: 0 50 100 150 200 250 300
i :
1-erf (k)" B.r o
2 X % 0.003
erf (X) = —J-e_tz dt < 0.002
\/; 0 0.001 0)
' 0 50 100 150 200 250 300

t, MMH

5“0



4. NpnMmeHeHne nosIHoNpod@UNbHbIX MeToaos: FP

Powder optians

A
Cell] Radiation ] Profile Asymmetry ] Sample ] Corrections ] Various ]

NMNO «Jana 2006 »

) Mone ary radius [mm] 173
" Simpson Secondary radius [mm] 173
" Be

ar-Baldinozzi

RS width [mm] [0z 7
FDS angle [deg] I:]D

Source length [mm] D
Sample length [mm] D Powder options

RS length [mm] D Cell ] Radiation ; Profile ] Asymmetry ] Sample ] Corrections ] Various ]
iz S E:]D Peak-shape function
Secondary soller [deg] [j o 5

" by divergehce

Cutoff [ |*FwHmM

csuse[ szvsi7s ][]
| |

scans oo ]
[ T

(") Lorentzian

&) Pseudo-Yoigt

Esc Ok I Anisotropic particle broadening D

&)
() Axial method
o |




4. AHM3O0TPONHOE ywnpeHune pedekcos

NHOT/IA OTPaKaeT aHU30TPOIHY0 (popmy OKP

“nanorods”

2Theta

MopenupoBaTh — CII0KHO
- PA3JIOKEHUE TI0 C(HEPUUECCKUM
rapMOHHMKaM

0.0125
0.012
0.0115
0.011
0.0105
0.01
0.0095
0.009
0.0085
0.008

epaghuk BunbsimcoHa-Xonna

15

2

4sin(th)

2.5

3

3.5




4. AHM3O0TPONHOE ywnpeHne B Metoae Putesenbaa: O4AHOOCHbIW Clly4dan

LX + LXecosg,)

FWHM | = (( COSQ)+(LY +LYecosg, )tan &

@, — Yyron Me>kay oCbi0 aHM30TPONHOIro ywupeHus (pasmep OKP) u

pecdnexkcom
@, — yron mexpay ocbio 1.0
0.9.4 Ocb aHU30TPONHOro ywupeHus - [0 0 1]
aHU3O0TPOMHOIo ylUpeHus .,
(MUKpoOHanpsi>keHus) n 0.7

0.6 |
pecdnexkcom os
0.4 ]
0.3 4

0.2.
0.1 J L
0‘0 J K o

| | | I
(100) (001) (101) (2-10)

25.0 30.0 35.0 40.0 45.0



5. PaboTa c ®ypbe-TpaHchopMaHTaMu

MeToa YoppeHa-ABepbaxa.

1)
2)

3)

1(5) =k(5)Y A e
A=AAN

M
D), = —3-
< >S KKM2

HeobxoamMMo ncnonb3oBaTb MMHUMYM ABa pediekca 04HOM 30HblI — A1 pacyeTa BKAaa

OCTaTOUYHbIX HaNPsS>XXeHnmn
MeToa Leppepa — cpeaHeB3BeLWeHHbIN Mo 06beMy pasmep OKP, noaToMy pe3ynbTaThbl

OT/INYatoTCH.
KoMbuHaumsa AByxX METOAO0B MOXET AaTb HaM pacrnpefesieHmne 4acTul, No pasMepam:

0200
+n
1
L

0.150 -I> —

0.100

Relative Intensity
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0.050

b \Q\& <D>are: <D>Yol
0.000 it

104 105 106 107 108 109 110 111 112 0 10 20 30 40 50 60 70
Grain Size, nm

2-Theta. degrees




5. PaboTa c ®ypbe-TpaHchopMaHTaMu

1. MeToa Weppepa: "volume weighted column length™ (VWCL)
2. MeToabl YoppeHa-Ayapbaxa: “surface-weighted column
length” (“area-weighted”, SWCL)

(D)

nuim

gD)




6. Metogq WPPM

Boobue He ncnonb3yeTt aHanutTnyeckne dyHKLUN.

PacueT popmMbl pednekca nponssoanTcs nyteM Oypbe-cUHTE3a.

+

iy (S0 ) = K (Sa ) 2 Wiy [ Cog (L))l

hk s

Bknaa BHOCAT BCe HECOBEPLUEHCTBA CTPYKTYpbI

(BkOYas aHTU@a3Hble rpaHnLbl, AUCIOKaALMnN U T.MM.)

Chkl (L) :TpI\F/) °A{Shkl} ) A{[r)]m} (AthI + iBr::kI ) ﬁFk)IEi

MO>XHO paccymTbiBaTb pacnpeaeneHne BesindmH!



6. Metogq WPPM

Cdhepunueckue HaHouyacTuubl CeO,.
Metoan WPPM (M.Leoni, PM2K)
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6. CnoXHble aedeKkTbl B C/TIOUCTbIX CTPYKTYypax

MOHTMOPUNJIOHUT
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7. AMOpdHOe cocTosdHune

INTENSITY (c/s)

5000 v I ’ T T T T T T T T T T ;
SiO; glass
4000
I high cristobalite
y |
X x' ¥
3000 |- N D S - B Y
X X
i low cristobalite '
2000 JL ‘L A _A e
(a) a—quartz (b) B-quartz
I p-quartz j
A A P i A A P 5 £ 5 N/
1000 -
a-quartz
i A A A L i A A ~ A
0 1 1 1 | 1 1 1 1 1 1 1 1 1 ‘
10 20 30 40 50 60 70 80 ¥ #x v aN

20 (DEGREES) (c) low cristobalite (d) high cristobalite



7. AMOp(dHOEe COCTOsIHUE

Absolute Intensity

100.0
80.0
60.0
40.0

20.0 A

Ctekno Sn,P,0-

Sn2P207-dta (Range 1)

9.0

13.0

17.0 21.0 25.0 29.0

33.0

37.0

41.0

2Theta



7. AMOp(dHOEe COCTOsIHUE

Kepamnuyeckne komnosntbl ZrO,-Al,05-Si0, = | 3.M
MpunHUMN pacyeTa coaepXxXaHusa amopdHon dasbl
2500 g < e MUt JANAA st e
2000 R g 10 20 30 40 50 60 70 80 90 100
1500 § 12000
10000 ‘ 7_M
1000 extra \ - 6000 ! ‘
Sbckg R h oo P :
500 200 MU b IANAM o hcimr e
0 T T T v 10 20 30 40 50 60 70 80 920 100
3 13 23 33 43 53 %
Ne a-ZrO, | a-AlLlO; | a-SiO, | B-ZrO, | Crexnodasa
1-M 33.83 50.49 1.80 0.52 13.37
1-SB 35.17 51.24 1.14 0.16 12.29
2-BB 31.07 52.41 1.36 0.03 15.13
3-M 33.53 48.72 2.30 0.66 14.80
7-M 32.35 51.80 1.51 0.29 14.05




Summary

Ha dopMy pednekca BNUAKOT KaKk 0COOeHHOCTU MHCTPYMEHTa, TaK U
HecoBepLleHCTBO obpasua.

HecoBeplwieHcTBO 0bpa3uya — Manbin pa3mep OKP, nosBblleHHAasd KOHUEHTpauus
nedekTos.

MeToabl Leppepa, YunbamcoHa-Xosnna — 6bICTPbIA U HE OYEeHb TOYHbIN NYTb
OLLEHKN MUKPOCTPYKTYPbI.

MeToa YoppeHa-Ayapbaxa, n, ocobeHHo, metogq WPPM — cnoXxHble
BbICOKOTOYHbIE MEeTOoAbl pacyeTa He ToNbKo pa3mepoB OKP, HO 1 napamMeTpoB
AedeKTHOCTMW.

AMOpdHbIe a3bl = WMPOKME MAaKCUMYMbI (raso) Ha AndpakTtorpamMmMax.

Mo nnowaan rano MOXHO NPOBECTU 3KCNPEeCcC-OLUEeHKY KonimdyecTtsa aMmopgHOMn
da3bl. 2TO o4eHb NpUbAN3NUTENbHBIN METOoA,.



